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GRAVIMETRIC SULPHUR IN PIG IRON, STEEL, WASHED METAL AND MUCK BAR.
Dissolve 5 grams of drillings of 0.04 per cent and higher sulphur content in 200 c.c. concentrated nitric acid, using an 800 c.c. beaker. For percentages of sulphur under 0.04 per cent use 10 grams of drillings, dissolving the latter in 300 c.c. of concentrated nitric acid. Add the nitric acid a few c.c. at a time, as the reaction is violent. When all acid is in the beaker, warm the contents of same until action is over. Then add 2 grams of sodium carbonate. Transfer the solution to a No. 6 dish and evaporate on the sand or graphite bath to dryness. Dissolve in 100 c.c. of 1.20 hydrochloric acid, keeping the dish covered until spraying ceases. Remove the cover and evaporate to dryness again. Dissolve once more with 50 c.c. concentrated HC1 and evaporate to a scum. Add 10 c.c. of concentrated hydrochloric acid, or more if necessary, and heat with cover on until all iron is in solution. Add 100 c.c. of water. Filter; wash with dilute HC1 (i : 20). Dilute the filtrate and washings to 400 c.c. Heat to boiling. Add 60 c.c. of a saturated solution of barium chloride, diluted with 200 c.c. of water. Filter the barium chloride before using it. Stir the solution thoroughly after adding the barium chloride. After twelve hours filter the precipitated barium sulphate on a double 9 cm. ashless filter. Barium sulphate is quite soluble, even in very dilute hydrochloric acid. It should be washed free from Iron with cold water and only an occasional washing with water containing one or two drops of i : i hydrochloric acid in 100 c.c. of distilled water.
Wash about every fifth time with this acidulated water until no iron test is obtained with KCNS and then free from chloride test with water alone. Ignite in a weighed platinum crucible. Add one or two drops of i : 3 sulphuric acid and ignite again. Weigh as BaS04. Obtain a blank in the same way. Deduct the BaS04 found in the blank and multiply the remainder by 13.73 and divide the product by the weight taken